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Figure S1. '"H-NMR of compound 2b (MeOH-d,; recorded after H/D exchange).
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Figure S2. >C-NMR of compound 2b (MeOH-dy; recorded after H/D exchange).
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Figure S3. HRMS (ESI) of compound 2b.

o
299.16019 OH
TN MM’ J\/\g/
100 0.12862 ppm
g 80
[M+Na]*
o ocH,
g 40 321.14188 & |
CraHzzOsNz2Na H
& 20| 300.16330 «0.674%0 ppm
P S— | S S . . . .
285 290 295 300 305 30 N5 320 pra) 330 s

Figure S4. MS (MALDI-TOF) of compound 12.
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Figure S5. MS (MALDI-TOF) of compound [Re(CO)3(12)].
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Figure S6. MS (MALDI-TOF) of compound 13.
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Figure S7. MS (MALDI-TOF) of compound [Re(CO)3(13)].
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Figure S8. MS (MALDI-TOF) of compound 14.
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Figure S10. MS (MALDI-TOF) of compound 185.
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Figure S9. MS (MALDI-TOF) of compound [Re(CO);(14)].
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Figure S11. MS (MALDI-TOF) of compound [Re(CO);(15)].
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Figure S12. HPLC chromatograms of compound 14, [Re(CO)3(14)], and [**"Tc(CO)3(14)].
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HPLC chromatograms of peptide 14 (UV-race, 214 nm), the corresponding metal conjugates [Re(CO);(14)]
(UV-trace, 214 nm), and [*™Tc(CO);(14)] (y-trace); column A and a linear gradient from 80% A to 50 % A in
20 min with a flow rate of 1.5 mL/min. The small difference of retention times between [Re(CO);(14)] and
[*™Tc(CO);(14)] is due to the serial arrangement of the UV- and y-detectors.
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Figure S13. HPLC chromatograms of compound 15, [Re(CO)3(15)], and [99mTc(CO)3(15)].
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HPLC chromatograms of peptide 15 (UV-race, 214 nm), the corresponding metal conjugates [Re(CO);(15)]
(UV-trace, 214 nm), and [*™Tc(CO)s(15)] (y-trace); column A and a linear gradient from 80% A to 50 % A in
20 min with a flow rate of 1.5 mL/min. The small difference of retention times between [Re(CO);(15)] and
[*™Tc(CO);(15)] is due to the serial arrangement of the UV- and y-detectors.
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